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Experimental details and analytical data
Methyl [4-Iodo-3-(isopropylcarbamoyl)phenoxy]acetate (8)
A solution of 5-hydroxy-2-iodobenzoic acid 1 (7) (1.17 g, 4.43 mmol) and anhydrous DMF (10 drops) in thionyl chloride (5.5 mL) were heated at reflux with stirring for 3 h under a nitrogen atmosphere. The resulting mixture was concentrated under reduced pressure. The remaining thionyl chloride was removed by azeotropic distillation with toluene and the residue was dissolved in anhydrous CH2Cl2 (27.5 mL). Isopropylamine (1.90 mL, 22.2 mmol), triethylamine (6.20 mL, 44.3 mmol), and 4-dimethylaminopyridine (82 mg, 0.67 mmol) were added to the solution at 0 ºC under a nitrogen atmosphere. After heating under reflux with stirring for 2 h, isopropylamine (0.95 mL, 11.1 mmol) was added to the mixture. The resulting mixture was heated at reflux with stirring for 11 h and then concentrated under reduced pressure. The residue was dissolved in EtOAc and washed with 10% HCl, sat. aq NaHCO3, water, and brine. The organic layer was dried over Na2SO4, filtered, and concentrated under reduced pressure.
The residue was dissolved in anhydrous DMF (25 mL). Methyl bromoacetate (0.42 mL, 4.40 mmol) and K2CO3 (1.66 g, 12.0 mmol) were added to the solution at 0 ºC under a nitrogen atmosphere. After stirring at 80 ºC for 17 h, the mixture was concentrated under reduced pressure. The residue was dissolved in EtOAc and washed with sat. aq NH4Cl, water, and brine. The organic layer was dried over Na2SO4, filtered, and concentrated under reduced pressure. The residue was purified by silica gel column chromatography (eluent:
CH2Cl2-EtOAc = 20:1) to give 8 (1.21 g, 73%) as a colorless crystalline solid: mp 133-134 C (hexane/EtOAc); IR (KBr) ν 3295, 2976, 2936, 2876, 1771, 1746, 1637, 1586, 1572, 1537, 1471, 1443, 1392, 1370, 1351, 1329, 1308, 1283, 1272, 1213, 1185, 1151, 1132, 1110, 1082, 1014, 864, 844, 822, 810 
5-(Benzoyloxymethyl)dihydro-2(3H)-furanone (3a)
Oxidative cleavage reaction of 2a (1.06 g, 4.5 mmol) according to the typical procedure gave 3a (874 mg, 88%) as a colorless oil. = 12.8, 9.6, 7.8, 6.4 Hz, 1H), 2.13 (dddd, J = 12.8, 10.1, 7.3, 6 .4 Hz, 1H). 13 C NMR (100 MHz, CDCl3) δ 176. 0, 145.4, 132.2, 130.0, 127.9, 76.4, 69.9, 27.8, 23.5, 21.7 . The data were in accordance with the literature values.
S4
Ethyl 4-(5-oxotetrahydrofuran-2-yl)butanoate (3g) 80.4, 60.4, 34.8, 33.7, 28.7, 27.9, 20.8, 14 4, 139.4, 129.1, 127.7, 126.7, 74.0, 41.1, 35.7 . The data were in accordance with the literature values.
